All experiments were carried out under argon atmosphere using a glove-box or a Schlenk line. Ethylenediamine (en) and toluene were dried over CaHb and freshly distilled. K2Cs2Sn9 was synthesized by reaction of the elements at 873 Κ in a sealed niobium ampoule. To 0.20 g ofK 2 Cs2Sn 9 4 ml of ethylenediamine was added and the mixture was sonicated for 5 min. The resulting dark red solution was filtered. The filtrate was layered with a solution of 0.10 g of diaza-18-crown-6 in 6 ml of toluene. After one week the product was obtained in form of dark red crystals.
ters are connected via the Cs atoms to a two dimensional layer. Each Cs atom is bound to two cluster anions. In contrast to [Rb(18-crown-6)]2Rb2[Sn9](en)i.5 [2] , which contains a comparable slab ^[Rb4Sn9], Csl in I caps the open rectangle of one cluster anion, whereas Cs2 and Cs3 show comparable η 1 and η 3 coordination as the Rb atoms. The Cs-Sn distances range from 3.822(1) Â to 4.411(1) À. The shortest not considered Cs--Sn distance is longer than 5 A. Both Κ atoms are complexed by diaza-18-crown-6. Whereas K1 is bound to the [Sng] cluster, K2 shows no bonding interactions to the cluster anions. The K1-Sn7 bond length is 3.704(2) Â. The distances to the other Sn atoms are longer than 5 A. The shortest distance of K2 to a Sn atom is the one to Sn 1 and longer than 4.9 À. Therefore, the intermetallic layer has the composition ;[KCs2Sn9]~. The [K(diaza-18-crown-6)] units separate the intermetallic layers. The en molecules are bound to the alkali metals via the Ν atoms. One en molecule bridges via N5 and N6 the atoms K1 and K2, the second en molecule bridges Cs2 and Cs3 by contacts with N7 and N8, respectively. 
